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(54) COSMETIC 

(57)Abstract: 

PROBLEM TO BE SOLVED: To obtain a 
cosmetic having water repellency and oil 
repellency and excellent in durability and 
stability by compounding a monoalkyl 
phosphate, a hydrophobic powder and a acrylic 
polymer. 

SOLUTION: This cosmetic composition contains 
0.05*5wt.% monoalkyl phosphate expressed by 
the formula (R is a 8-36C alkyl; X is an alkali 
metal, a basic amino acid residue or an 
alkanolamine residue), 0.5*30wt.% hydrophobic 
powder and 0.1"20wt.% acrylic polymer as 
active components. Further, a water soluble 
high molecular compound (e.g. xanthan gum) 
and/or a fluoride-modified silicone is optionally 
compounded. It is preferable to use the powder 
whose surface is treated especially with a 
fluorine compound as the hydrophobic powder. 
As the acrylic polymer a polymer (e g., Carbopol(R) 941) which forms gel by the 
neutralization with an alkaline agent is used. The composition can be formulated into a 
cosmetic such as a milky lotion, a cream, a liquid foundation or a tip stick. 
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* NOTICES * 

Japan Patent Office is not responsible for any 
damages caused by the use of this translation. 

l.This document has been translated by computer. So the translation may not reflect 
the original precisely. 

2 **** showg the word which can not be translated. 
3.1n the drawings, any words are not translated. 

[Claim(s)] 

[Claim l] the following component (A), (B), and (C): (A) - the following general formula 
(1) 

[Formula l] 

o 
II 

R-O-P-OX (1) 
I 

OH 

It is the charge of makeup characterized by containing the monoalkyl phosphate 
expressed with [R shows the alkyl group of carbon numbers 8"36 among a formula, and 
X shows alkali metal, baskramino-acid residue, or alkanolamine residue], (B) 
hydrophobic fine particles, and (C) acrylic-acid system polymer. 

[Claim 2] (A) A radical shown by R among a formula in monoalkyl phosphate expressed 
with a general formula (l) of a component is the following formula. [Formula 2] 

CHs-(CH 2 )a\ 

;ch-ch 2 - 

CH 3 -(CH 2 )/ 

It is the charge of makeup according to claim 1 which is beta-branching alkyl group 
expressed with [a shows the number of 2*18 among a formula, and b shows the number 
of 2- 14]. 

[Claim 3] (B) A charge of makeup according to claim 1 or 2 whose hydrophobic fine 
particles of a component are fluorine compound processing fine particles. 
[Claim 4] A charge of makeup of claim 1~3 which is a charge of oil-in-water type 
emulsification makeup given in any 1 term. 

[Claim 5] Furthermore, a charge of makeup of claim 1*4 containing a water soluble 
polymer given in any 1 term. 

[Claim 6] Furthermore, a charge of makeup of claim 1-5 containing fluorine 



denaturation silicone given in any 1 term. 

[A technical field to which invention belongs] This invention has outstanding hydrofiige 
and oil repellency, and relates to a charge of makeup excellent in durability and stability. 
[Description of the Prior Art] Since the continuous phase consists of aquosity 
components, the charge of oiHn-water type emulsification makeup has the features, 
like a feeling of oiliness is excellent in a feeling of use few. However, as compared with 
the charge of water*in*oil type emulsification makeup, the conventional charge of 
oiHn-water type emulsification makeup was inferior to durability and water repellence, 
and had the defect that makeup was easy to come off. 

[0003] In order to solve such a defect, hydrophobic fine particles were blended and the 
charge of makeup aiming at giving water repellence and a water resisting property was 
proposed (JP,4*124117,A etc.). However, in order to have blended hydrophobic fine 
particles with the charge of emulsification makeup so much, while increasing the 
amount of an emulsifier and the dispersant used, when the system had to be made to 
thicken and it did in this way, it was difficult [ it ] to obtain the charge of makeup with a 
good and stable feel. 
[0004] 

[Problem(s) to be Solved by the Invention] Therefore, the purpose of this invention does 
not have such a trouble and is to offer the charge of makeup which is excellent in 
hydrofuge and oil repellency, durability, and stability. 

[Means for Solving the Problem] As a result of this invention persons 1 inquiring 
wholeheartedly in view of this actual condition, when using together monoalkyl 
phosphate, specific hydrophobic fine particles, and specific acrylic-acid system polymer, 
a header and this invention were completed for a charge of makeup which has 
outstanding hydrofuge and oil repellency, and was excellent in durability and stability 
being obtained. 

[0006] namely, this invention - the following component (A), (B), and (C)- (A) - the 
following general formula (l) 
[0007] 
[Formula 3] 

o 
II 

R-D-P-OX (1) 
I 

OH 

[0008] The charge of makeup characterized by containing the monoalkyl phosphate 



expressed with [R shows the alkyl group of carbon numbers 8*36 among a formula, and 
X shows alkali metal, basic-amino-acid residue, or alkanolamine residue], (B) 
hydrophobic fine particles, and (C) acrylic-acid system polymer is offered. 
[0009] 

[Means for Solving the Problem] As a result of this invention persons' inquiring 
wholeheartedly in view of this actual condition, when using together monoalkyl 
phosphate, specific hydrophobic fine particles, and specific acrylic-acid system polymer, 
a header and this invention were completed for a charge of makeup which has 
outstanding hydrofuge and oil repellency, and was excellent in durability and stability 
being obtained. 

[0006] namely, this invention - the following component (A), (B), and (C): (A) - the 
following general formula (l) 
[0007] 
[Formula 3] 
0 

It 

R-O-P-OX (1) 
I 

OH 

[0008] The charge of makeup characterized by containing the monoalkyl phosphate 
expressed with [R shows the alkyl group of carbon numbers 8*36 among a formula, and 
X shows alkali metal, basic*amino-acid residue, or alkanolamine residue], (B) 
hydrophobic fine particles, and (C) acrylic-acid system polymer is offered. 
[0009] 

[Embodiment of the Invention] The monoalkyl phosphate (l) of the (A) component used 
by this invention can be obtained by well-known methods (JP,61-17594,Aetc). Although 
R in a general formula (l) shows the alkyl group of carbon numbers 8-36 Specifically 
The octyl of a straight chain or branched chain, nonyl, DESHIRU, undecyl, Dodecyl, 
tridecyl, tetradecyl, pentadecyl, hexadecyl, Heptadecyl, octadecyl, nona DESHIRU, 
icosyl, HENIKOSHIRU, DOKOSHIRU, tricosyl, tetra-KOSHIRU, a pen octopus sill, 
hexa KOSHIRU, Heptacocyl, octacosyl, nona KOSHIRU, thoria KONCHIRU, 
HENTORIAKONCHIRU, DOTORIAKONCHIRU, TORITORIAKONCHIRU, 
tetra-thoria KONCHIRU, PENTATORIAKONCHIRU, and a hexa thoria KONCHIRU 
radical are mentioned. It is the following general formula among these. [0010] 
[Formula 4] 
CH 3 -CCH 2 ) a v 

;ch-ch 2 - 

CH 3 -(CH 2 )6 / 



[00 11] beta-branching alkyl group expressed with [a shows the number of 2" 18 among a 
formula, and b shows the number of 2*14] is desirable, and the thing of 10*18 has 
especially desirable a+b in a formula. 

[0012] On the other hand, among a general formula (l), as an alkali metal shown by X, a 
lithium, sodium, a potassium, etc. are mentioned and an arginine, an ornithine, a lysine, 
an oxylysine, etc. are mentioned as a basic amino acid. Moreover, as alkanolamine, 
what has the hydroxyalkyl radical of carbon numbers 2-3 is desirable, and 
triethanolamine, diethanolamine, monoethanolamine, etc. are mentioned. Basic amino 
acid, especially an arginine are mentioned as a thing desirable [ among these ]. 
[0013] (A) It is desirable to be able to use combining one sort or two sorts or more, and to 
blend 0.05 to 5% of the weight during [ all ] a presentation, and since the monoalkyl 
phosphate of a component is especially excellent in emulsion stability and a feeling of 
use when it is blended further 0.5 to 1% of the weight 0.1 to 2% of the weight, it is 
desirable. 

[0014] The hydrophobing processing fine particles which carried out hydrophobing 
processing of one sort or two sorts or more of surfaces of fine particles chosen from other, 
for example, inorganic, fine particles and organic fine particles as hydrophobic fine 
particles of the (B) component used by this invention are also contained. [ fine particles / 
which are used for the usual charge of makeup / hydrophobic ] the silicone approach 
using the fats _ and-oils approach which fats and oils are made to stick to the 
fine-particles surface for example, or uses functional groups, such as a hydroxyl group, 
as a surface treatment method, is made to cause esterification and etherification, and 
makes fine particles in lipophilic, the metal soap approach using zinc salt and 
magnesium salt of a fatty acid, dimethylpolysiloxane, or a methyl hydrogen 
polysiloxane, and the method of processing with the fluorine compound which has a 
perfluoroalkyl radical -■ [ ■■ here " a fluorine compound - for example, the following 
general formula [0015] 
[Formula 5] 
[C v F 2v+1 C ff H 2 w C] ]y P0 ® H )3-y 

[0016] The poly fluoro alkyl phosphoric acid shown by [the integer of 4-14 and w show 
the integer of 1 _ 12, and y shows the integer of 1-3 in v among a formula] (refer to U.S. 
Pat. No. 3632744), Fluoro ARUKIRUJI (oxyethyl) amine phosphoric ester (refer to 
JP,62-250074,A), The resin which has a perfluoroalkyl radical (refer to JP,55-167209,A), 
Tetrafluoroethylene resin, perfluoro alcohol, a perfluoro epoxy compound, although sulfo 



amide mold fluorophosphoric acid, a perfluoro sulfate, perfluoro carboxylate, a 
perfluoroalkyl silane (refer to JP,2*218603,A), etc. are applied, it is not restricted to 
these. ] ** is mentioned. Especially if it is insoluble material substantially to water and 
oils, such as a pigment and an ultraviolet ray absorbent, as mother fine particles 
processed, it will not be restricted, for example, organic fine particles, organic coloring 
matter, etc., such as inorganic pigments, such as titanium oxide, an iron oxide, 
ultramarine blue, a zinc white, a magnesium oxide, zirconium oxide, a mica, a sericite, 
talc, a silica, a kaolin, chromium hydroxide, and carbon black, nylon powder, 
polymethylmethacrylate, a styrene-divinylbenzene copolymer, and polyethylene powder, 
are mentioned. 

[0017] It is desirable in the point of hydrofuge, oil repellency, and durability to use the 
fine particles which carried out surface treatment especially with the fluorine 
compound among the above-mentioned hydrophobic fine particles. 
[0018] As for these hydrophobic fine particles, it is desirable to be able to use combining 
one sort or two sorts or more, and to blend one to 20% of the weight especially 0.5 to 30% 
of the weight during [ all ] a presentation. 

[0019] Moreover, the acrylic-acid system polymer of the (C) component used by this 
invention forms gel by neutralizing by alkali chemicals. Therefore, acrylic-acid system 
polymer will not be limited especially if gel is formed by neutralizing by alkali chemicals, 
but what is generally called watersoluble alkali thickening mold polymer is used. 
Carbopol (Carbopol) 907, 910, and 934, 934-P which are marketed, for example from the 
B.F. GUTTO rich company (B. F.Goodrich Company) as such acrylic-acid system 
polymer, 940, 941, 954, 980, 981, 1342, 1382, 2984, 5984 grades, and PEMURAN 
(Pemulen) TR-1, TR-2 grade, High pan (Hypam) SA-100H marketed from RIPO (Lipo 
Chemicals Inc.), Bitter taste peck (AQUPEC) HV-501, HV-504, and the HV-505 grade 
which are marketed from SR-150H, SS-201, QT-100 grade, and Sumitomo Seika 
Chemicals Co., Ltd. are mentioned. As desirable acrylic-acid system polymer, Carbopol 
941, 1342; PEMURAN TR-1, and TR-2 are mentioned among these especially. 
[0020] Although what is necessary is to be able to use the acrylic-acid system polymer in 
the charge of makeup of this invention combining one sort or two sorts or more, and for 
the loadings to change with classes of polymer etc., and just to determine suitably, it is 
desirable to blend further 0.2 to 0.5% of the weight 0.2 to 1% of the weight especially 0.1 
to 20% of the weight during [ all ] a presentation. 

[0021] As alkali chemicals which neutralize and gel acrylic-acid system polymer, organic 
bases, such as inorganic bases, such as a sodium hydroxide, a potassium hydroxide, and 
ammonium hydroxide, and triethanolamine, and L-arginine, are mentioned, for 



example. 

[0022] Moreover, since a water soluble polymer can be blended with the charge of 
makeup of this invention as occasion demands and emulsion stability and a feel improve 
further, it is desirable. As a water soluble polymer used here, especially if used for the 
usual charge of makeup etc., it will not be restricted. For example, guar gum, KUINSU 
seed, a carrageenan, locust bean gum, Gum arabic, tragacanth, pectin, a mannan, 
starch, sodium alginate, Hyaluronate sodium, xanthan gum, a pullulan dextran, 
Curdlan, a collagen, a keratin, casein, albumin, gelatin, Chondroitin sulfate, a chitin, a 
cation-ized cellulose, hydroxyethyl cellulose, Hydroxypropylcellulose, the hydroxypropyl 
methylcellulose, Hydroxyethyl cellulose, hydroxypropyl trimethyl ammoniumchloride 
ether, A carboxymethyl cellulose, dextran sulfate, a carboxymethyl chitin, Soluble 
starch, carboxymethyl starch, propylene glycol alginate, polyvinyl alcohol, a polyvinyl 
pyrrolidone, sodium polyacrylate, polyvinyl methyl ether, a polyethylene glycol, etc. are 
mentioned. As a desirable water soluble polymer, xanthan gum, hyaluronate sodium, 
hydroxyethyl cellulose, etc. are mentioned above all especially. 

[0023] As for these water soluble polymers, it is desirable to be able to use combining 
one sort or two sorts or more, and to blend 0.01 to 5.0% of the weight during [ all ] a 
presentation, and 0.05 - 3.0 % of the weight and its further 0.05 ■ 0.3 % of the weight are 
especially desirable. 

[0024] Moreover, since fluorine denaturation silicone can be blended with the charge of 
makeup of this invention as occasion demands and oil repellency and durability improve 
further, it is desirable. What has the structural unit expressed in the following general 
formula (6) or more [ of the structural unit expressed with following general formula (2) 
- (5), for example ] as one as fluorine denaturation silicone used here can be mentioned. 
[0025] 
[Formula 6] 



(CHa^-O-CHa 

CK-O-X— R 2 
Cl^-O-Y-Rf /p 



(2) 



C^O-CCHgV-Rf 
(CH 2 ) £ -0-CH 

CH 2 0-(CH2> n -R r 



(3) 



/ r \ 

-+ SiO j- 

^ (CH 2 ) £ -(OK 3 )— 0-(CH 2 ) n -R f 



(4) 




[0026] Or you may differ, inside of [type, Rf, and Rf is the same - the perfluoroalkyl 
radical of the straight chain of carbon numbers 1*20, or branched chain, or degree type* 
■- the omega-H-perfluoroalkyl radical expressed with H(CF2) t- (t shows the integer of 

1- 20) - being shown **"R1 and R4 And R5 the same - or - differing - ***** - alicyclic or 
the aromatic hydrocarbon radical of the aliphatic hydrocarbon radical of the straight 
chain of carbon numbers 1-20, or branched chain, or carbon numbers 5-10 - being 
shown -;R2 The straight chain of a hydrogen atom and carbon numbers 1*20, or the 
aliphatic hydrocarbon radical of branched chain, the omega-H*perfluoroalkyl radical 
expressed with alicyclic [ of carbon numbers 5" 10 ] or an aromatic hydrocarbon radical, 
the perfluoroalkyl radical of carbon numbers 1-20, or degree type:H(CF2) t* (t shows the 
integer of 1-20) - being shown **;R3 The divalent hydrocarbon group of carbon numbers 

2- 6 is shown. ;X and Y the divalent hydrocarbon group of single bond and -CO* or carbon 
numbers 1-6 is shown, >'l shows the number of 2*16, m and n show the number of 1-16, 
respectively, p shows the number of 1*200, r shows the number of 0-5, and s shows the 
number of 0*200 -*] 

[0027] General formula (2) It sets to the structural unit expressed with * (6), and is Rf. 
And as a perfluoroalkyl radical shown by Rf Anything of a straight chain and branched 



chain can be used. For example, CF3-, C2F5-, C4F9-, C6F13-, C8F17-, C10F21-, 
H(CF2)2-, H(CF2)4-, H(CF2)6-, H(CF2)8", C(C3F7) (CF3)2-, etc. can be mentioned. 
Moreover, as t in H(CF2) t-, the integer of 6"20 is desirable. 

[0028] Rl and R4 And R5 As a hydrocarbon group shown For example, a methyl group, 
an ethyl group, a propyl group, butyl, a pentyl radical, a hexyl group, Straight chain 
alkyl groups, such as a heptyl radical, an octyl radical, a nonyl radical, and a decyl 
group; An isopropyl group, Annular alkyl groups, such as branched chain alkyl group; 
cyclopentylic groups, such as s-butyl, t-butyl, a neopentyl radical, 1-ethyl propyl group, 
and a 2*ethylhexyl radical, and a cyclohexyl radical; aromatic hydrocarbon radicals, 
such as a phenyl naphthyl group, etc. can be mentioned. Moreover, R3 As a divalent 
hydrocarbon group shown, the alkylene group of the straight chain of carbon numbers 
2~4 or branched chain is desirable, and especially ethylene and a propylene radical are 
desirable. 

[0029] As fluorine denaturation silicone which has such a structural unit, it is the 
following general formula, for example (7). J 
[0030] 
[Formula 7] 

R 4 / R 4 \ R 4 



R 5 ^ R 5 /s R 5 

[0031] They are the thing expressed with [at least one side shows among a formula the 
structural unit chosen from a general formula (2), (3), (4), and (5) as for Zl and Z2, the 
remainder shows single bond and s, R4, and R5 show the same semantics as the above], 
or the following general formula (8).; 
[0032] 
[Formula 8] 

R 4 / R 4 \ / R 4 \ R 4 



[0033] Z3 shows among [type the structural unit chosen from a general formula (2), (3), 
(4), and (5). R6 The aliphatic hydrocarbon radical of the straight chain of carbon 
numbers 1*20 or branched chain, alicyclic [ of carbon numbers 5" 10 ], or the 
hydrocarbon group of aromatic series is shown, u shows the number of 0-200, and it is s 
and R4. And R5 What is expressed with] which shows the same semantics as the above 





can be mentioned. 

[0034] General formula (2) As a radical in each formula in the fluorine denaturation 
silicone expressed with the structural unit expressed with - (6) and a general formula 
(7), and (8), when durability and usability are taken into consideration, the following 
are desirable. Rf And as Rf , the omega-H-perfluoroalkyl radical expressed with the 
perfluoroalkyl radical of the straight chain of carbon numbers 6*20 or branched chain or 
degree type;H(CF2) t- (t shows the integer of 6*20) is desirable. Rl and R4 And R5 
****** - the same - or you may differ and the aliphatic hydrocarbon radical of the 
straight chain of carbon numbers 14 or branched chain is desirable. R2 If it carries out, 
the omega-H-perfluoroalkyl radical expressed with a hydrogen atom, the perfluoroalkyl 
radical of carbon numbers 6-20, or degree type;H(CF2) t- (t shows the integer of 6-20) is 
desirable. R3 If it carries out, the divalent hydrocarbon group of carbon numbers 2"4 is 
desirable. The divalent hydrocarbon group of single bond and -CO- or carbon numbers 
1-4 of X and Y is desirable, and the number of 1 of 2*10, especially 2*5 is desirable, m and 
n respectively - 2-10 " especially the number of 16 - desirable " p " 1*100 - 
especially - the number of 1*10 - desirable - r - 0-20 - especially the number of 0*5 - 
desirable - s - 0*100 - especially the number of 0-10 is desirable. In addition, 
alternation, a block, or random is sufficient as the array of the structural unit of 
fluorine denaturation silicone expressed with a general formula (7). 
[0035] As a desirable example of fluorine denaturation silicone The fluorine 
denaturation silicone of the polymerization degree 2-200 indicated by JP,5"247214,A 
which has the structural unit expressed with a general formula (3) and a general 
formula (6), FS1265 grade by FSL-300 by Asahi Glass Co., Ltd. which are a commercial 
item, FSL-400, X-22-819 by Shin-Etsu Chemical Co., Ltd., X-22-820, X-22-821, X-22-822 
and floor line* 100, and Dow Corning Toray Silicone can be mentioned. 
[0036] It is desirable to be able to use combining one sort or two sorts or more, and to 
blend 0.01 to 99% of the weight during [ all ] a presentation, and when fluorine 
denaturation silicone is blended especially further 0.1 to 70% of the weight 0.01 to 80% 
of the weight, it is more excellent in durability, that of a feeling of use is good, and 
desirable. 

[0037] The other components used for the further usual charge of makeup can be 
suitably blended with the charge of makeup of this invention in the range which does 
not spoil the effect of this invention. As other components, hydrocarbon oils, such as oily 
basis {squalane, a liquid paraffin, and vaseline, Lows, such as spermaceti wax and a 
carnauba wax, jojoba oil, myristic-acid octyldodecyl, Ester oil, such as JIOKUTAN acid 
neopentyl glycol, olive oil, natural animal-and-vegetable-oils fat, such as a 



macadamia-nuts oil, and a jig resaler - the id and silicon oil - Fluorine oil [FOMBLIN 
HO04, FOMBLIN HC25, FOMBLIN HOR (MONTE froth company), }; moisturizers (a 
sorbitol -), such as], such as Demnum S-20, Demnum S _ 65, and Demnum S-200 (Daikin 
Industries, LTD.) Xylitol, a glycerol, a maltitol, propylene glycol, 1, 3*butylene glycol, 1, 
4-butylene glycol, pyrrolidone carboxylicacid sodium, A lactic acid, sodium lactate, 
polyoxypropylene fatty acid ester, a polyethylene glycol, etc.; Ultraviolet ray absorbent 
{p-aminobenzoic*acid ethyl, PARAJI methylamino benzoic-acid octyl [Escarol 
(ESCALOL) 507 (VANDYK)], Cinoxate, PARAMETOKISHI cinnamic acid octyl [Escarol 
557 and Parsol (Parsol) MCX (GIVAUDAN)], 2-(2-hydroxy-5-methylphenyl) benzotriazol, 
Oxybenzone [Escarol 567 and spectra SORUBU (Spectra-Solb) UV 9 (American 
Cyanamid)], urocanic acid, urocanic acid ethyl, a benzophenone, and a tetra-hydroxy 
benzophenone - [ - for example The next general formula given in Uvinul D50(BASF 
A.G.)], 4-t-butyl-4 f -methoxy benzoyl methane [Parsol 1789], JP,2-212579,A, and 
JP,3*188041,A(9) 
[0038] 



[Formula 9] 




[0039] R7 shows a hydroxyl group, the alkoxy group of carbon numbers 1~8, the 
alkenyloxy radical of carbon numbers 1-8, or (polyoxyalkylene) an oxy-radical among 
[type, or}; alcohols, such as a benzoyl pinacolone derivative which may form 
alpha-methylene dioxy radical by two R and by which x is expressed with] which shows 
the integer of 1-3, - Antioxidants, such as a chelating agent, pH regulator (buffers, 
such as lactic-acid-sodium lactate and a citric-acid-sodium citrate), antiseptics (a urea, 
the methylparaben, ethylparaben, and propylparaben --) thickeners (a sodium chloride 
-), such as butylparaben and sodium benzoate Drug effect components, such as 
whitening agents (arbutin, kojic acid, an ascorbic acid, its derivative, etc.) besides 
coloring matter, such as electrolytes, such as potassium chloride, a circulation 
accelerator, a cold sense agent, an antiperspirant, a germicide, a skin activator, and 
perfume, the lipids between cells (quality of the ceramide and ceramide similar 
structure etc.), etc. are mentioned. 

[0040] Moreover, as quality of the ceramide similar structure here, the amide derivative 
of a publication etc. is mentioned to JP,62-228048,A. 

[0041] The charge of makeup of this invention can be manufactured according to a 



conventional method, can be made into various pharmaceutical forms of charges of 
makeup, such as a milky lotion, a cream, ointment, foundation, a lip stick, and eye 
shadow, and is especially suitable as a charge of oiHn-water type emulsification 
makeup. 

[Effect of the Invention] The charge of makeup of this invention is excellent in 
durability and stability while having outstanding hydrofuge and oil repellency. 
[Example] Hereafter, this invention is not limited by these although an example 
explains this invention in more detail. In addition, while the manufacturing method of 
fluorine denaturation silicone is shown collectively, a part of chemical formula is 
outlined as follows. 
[0044] 

[Formula 10] 

CH 3 CH 3 

H 3 C-SiO l/2 — £M> — 0 1/2 — SiO 1/2 — 
CH 3 CH 3 



CH* CH 



3 



-°J/2— Si0 l/2 — * dH - H-SiD 1/2 — £ H MXI*MH 
H CH* 



[0045] The example 1 of manufacture [0046] 
[Formula 11] 

CH 3 / CH 3 v 

C 8 F 17V\ 0 /Y\ 0 ^^ 

(A-l) 

[0047] A cooling pipe and a magnetic stirring child 40micro (l.2xl0-3mmol) of 2% 
isopropyl alcohol solutions 1 of methyl hydrogen polysiloxane (HMD4MH) 11. Og 
(25.5mmol), C8F17-CH2CH2-0-CH2CH(OH) CH2-OCH2 CH=CH2 35.4g (61.3mmol), 
and chloroplatinic acid was added to the 100ml 2 opening flask which it had under 
nitrogen*gas-atmosphere mind, and it stirred at 60 degrees C for 6 hours. Fluorine 
denaturation silicone (A-l) 38.0g expressed with the above-mentioned formula which 
cools a reaction mixture to a room temperature, carries out reduced pressure distilling 
off of the unreacted compound, and is made into the purpose was obtained as 
transparent and colorless oily matter (94% of yield). 



[0048] The example 2 of manufacture [0049] 
[Formula 12] 




(A-2) 



[0050] To the equipment used in the example 1 of manufacture, it is a degree type.; 
[0051] 

[Formula 13] 




[0052] It is 6.0g (I4.0mmol) about the methyl hydrogen polysiloxane (Toshiba Silicone 
make) come out of and expressed, (C6F13-CH2CH2-0-CH2) HO.Smicro (4.0xl0-3mmol) 
of 2 CH-0-CH2 CH=CH2 2% isopropyl alcohol solutions 1 of 27.6 g (33.5mmol) and 
chloroplatinic acid was added, and fluorine denaturation silicone (A-2) 23.2g expressed 
with the above-mentioned formula made into the purpose by the same method as the 
example 1 of manufacture was obtained as transparent and colorless oily matter (80% of 
yield). 

[0053] The example 3 of manufacture [0054] 
[Formula 14] 

CHfj / CHg \ CH<j 



(A-3) 



[0055] lOlmicro (3.1xl0-3mmol) of 2% isopropyl alcohol solutions 1 of xylene 12ml, 
methyl hydrogen polysiloxane (HMD4MH) 12.0g (27.8mmoD, C10F21-CH2CH2-O-CH2 
CH=CH2 40. 4g (66.8mmoD, and chloroplatinic acid is added to the equipment used in 
the example 1 of manufacture under nitrogen-gas-atmosphere mind, and it is the same 
method as the example 1 of manufacture. Fluorine denaturation silicone (A* 3) 41.0g 
expressed with the above-mentioned target formula was obtained as a transparent and 



colorless wax-like object (90% of yield). The melting point of this thing was 37.0 degrees 
C. 

[0056] The example 4 of manufacture [0057] 
[Formula 15] 



[0058] 19.0g (44.1mmol) and C8F17CH2CH20CH2 CH=CH2 53.3g (l05.8mmol) were 
taught to the equipment used in the example 1 of manufacture for the methyl hydrogen 
polysiloxane (MD2DH2M) (Toshiba Silicone make). Next, after carrying out the 
temperature up of the temperature in a flask to 80 degrees C, 174.5micro of 2% 
isopropyl alcohol solutions 1 of chloroplatinic acid was added, and it stirred for 5 hours. 
After cooling a reaction mixture to a room temperature, hexane 50ml and 2.2g of 
activated carbon were added, and it stirred at the room temperature for 1 hour. Then, 
activated carbon was carried out the ** exception and the solvent was distilled off. 
Fluorine denaturation silicone (A-4) 49. 4g expressed with the above-mentioned formula 
which carries out reduced pressure distilling off of the unreacted compound, and is 
made into the purpose was obtained as transparent and colorless oily matter (78% of 



[0061] 25.0g (58.0mmol) and CH2=CH-CH2-C(CF3)2C3F7 50. lg (l39.2mmol) were 
taught to the equipment used in the example 1 of manufacture for the methyl hydrogen 
polysiloxane (MD2DH2M) (Toshiba Silicone make). Next, after carrying out the 
temperature up of the temperature in a flask to 80 degrees C, 230.0micro 




(A-4) 



yield). 

[0059] The example 5 of manufacture [0060] 
[Formula 16] 




(A-5) 



(7.0xlO3mmoD of 2% isopropyl alcohol solutions 1 of chloroplatinic acid was added, and 
it stirred for 5 hours. Hereafter, fluorine denaturation silicone (A-5) 58. 3g expressed 
with the above-mentioned formula made into the purpose was obtained as transparent 
and colorless oily matter like the example 4 of manufacture (87% of yield). 
[0062] The example 6 of manufacture [0063] 
[Formula 17] 




(A-6) 



[0064] To the equipment used in the example 1 of manufacture, toluene 20ml, methyl 
hydrogen polysiloxane (MD2DH2M) 6.4g (l4.9mmol), 

C6F13-CH2CH2-0-CH2CH(OCOC7F15)-CH2-0-CH2 CH=CH2 31.2g (35.6mmol), 
58.9micro (0.89xl0*3mmol) of 2% isopropyl alcohol solutions 1 of chloroplatinic acid is 
added, and it is the same method as the example 1 of manufacture. Fluorine 
denaturation silicone (A*6) 25. 2g expressed with the above-mentioned target formula 
was obtained as transparent and colorless oily matter (78% of yield). 
[0065] The charge of makeup of the presentation shown in example 1 table 5 was 
manufactured with the conventional method. About the obtained charge of makeup, 
hydrofuge and oil repellency, durability, and stability were evaluated by the following 
evaluation method. A result is shown in a table 5. 
[0066] (The evaluation method) 

(l) Water repellence • the obtained charge of makeup was applied to the pig skin 2microl 
/ cm2, water was dropped there, and the angle (contact angle) which waterdrop makes 
was evaluated in accordance with the following criteria. 
[0067] 
[A table l] 

O : a contact angle (theta) with water is 80 degrees or more. 
O : a contact angle (theta) with water is 60 degrees - less than 80 degrees. 
**• A contact angle (theta) with water is 40 degrees - less than 60 degrees, 
x: A contact angle (theta) with water is less than 40 degrees. 



[0068] (2) Oil repellency • the obtained charge of makeup was applied to the pig skin 
2microl / cm2, squalane was dropped there, and the angle (contact angle) which a 
squalane drop makes was evaluated in accordance with the following criteria. 
[0069] 
[A table 2] 

0 * a contact angle (theta) with squalane is 60 degrees or more. 
O * a contact angle (theta) with squalane is 40 degrees - less than 60 degrees. 
**: A contact angle (theta) with squalane is 20 degrees * less than 40 degrees, 
x* A contact angle (theta) with squalane is less than 20 degrees. 

[0070] (3) Durability • the obtained charge of makeup was applied to the Homo sapiens 
frame 2microl / cm2, the quantum of the 2-ethylhexyl-p-octyl methoxycinnamate which 
remains 7 hours after was carried out, and the survival rate was evaluated in 
accordance with the following criteria. 
[0071] 
[A table 3] 

O The survival rate of -2-ethylhexyl-p-octyl methoxycinnamate is 80% or more. 

O The survival rate of :2-ethylhexyl-p-octyl methoxycinnamate is 70% - less than 80%. 

**: The survival rate of 2-ethylhexyl-p-octyl methoxycinnamate is 60% - less than 70%. 

x: The survival rate of 2-ethylhexyl-p-octyl methoxycinnamate is less than 60%. 

[0072] (4) Stability : after saving the obtained charge of makeup for one month at 50 

degrees C, viewing estimated the condition in accordance with the following criteria. 

[0073] 

[A table 4] 

O : change is not accepted in a condition. 
O : change is accepted a little in a condition. 
**• A big change is accepted in a condition, 
x^ Separation is accepted. 
[0074] 
[A table 5] 
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[0075] this invention article showed the good result in hydrofiige and oil repellency, 
durability, and stability compared with the comparison article so that clearly from a 
table 5. 

[0076] Example 2 (milky lotion) 

The milky lotion of the following presentation was prepared according to the 
conventional method. 
[A table 6] 

(Component) (% of the weight) 

2-L-arginine hexyldecyl phosphate 0.2 fluorine -compound processing titanium oxide *1 
10.0 acrylic-acid system polymer (PEMURAN TR-2) 0.1 acrylic-acid system polymer 
(Carbopol 941) 0.1 hyaluronic acid The fluorine denaturation silicone of the example 2 of 
0.1 manufactures (A~2) 10.0 dimethyl poly cyclosiloxane 20.02-ethylhexyl-p-octyl 
methoxycinnamate 3.04-methoxy*4 f -t-butyl dibenzoylmethane 3.0 butylparaben 0.1 
methylparaben 0.1 ethanol 5.0 glycerols 2.01, 3-butylene glycol 2.0L-arginine 0.2 
perfume Minute amount purified water balance *V It is fluorine compound processing 
oxidation of an example 1 except changing a zinc oxide into titanium oxide. Make it be 
the same as that of zinc. What was manufactured [0077] The obtained milky lotion 
showed the good result in hydrofuge and oil repellency, durability, and stability. 



[0078] Example 3 (cream) 

The cream of the following presentation was prepared according to the conventional 

method. 

[A table 7] 

(Component) (% of the weight) 

2-Lrarginine hexyldecyl phosphate 0.2 fluorine-compound processing titanium oxide *1 
10.0 acrylic-acid system polymer (PEMUBAN TR-l) 0.2 acrylic-acid system polymer 
(Carbopol 1342) 0.2 xanthan gum 0.1 carboxymethyl celluloses The fluorine 
denaturation silicone of the example 3 of 0.1 manufactures (A-3) 10.0 dimethyl poly 
cyclosiloxane 20.02'ethylhexyl ■ p - Octyl methoxycinnamate 3.04-methoxy4'-t-butyl 
dibenzoylmethane 3.0 butylparaben 0.1 methylparaben 0.1 ethanol 5.0 glycerols 5.01, 
3*butylene glycol 2.0Lrarginine 0.4 perfume Minute amount purified water Balance *1* 
The same thing as an example 2 [0079] The obtained cream showed the good result in 
hydrofuge and oil repellency, durability, and stability. 
[0080] Example 4 (facial liquid foundation) 

The facial liquid foundation of the following presentation was prepared according to the 
conventional method. 
[A table 8] 

(Component) (% of the weight) 

A JISECHIRURIN acid L-arginine salt 0.2 fluorine-compound processing titanium 
oxide (the same thing as an example 2) 6.0 fluorine-compound processing sericite *2 8.0 
fluorine -compound processing iron-oxide (red, yellow, black) *3 1.0 acrylic-acid system 
polymer (PEMURAN TR-2) 0.1 acrylic-acid system polymer (Carbopol 941) 0.1 xanthan 
gum 0.1 hydroxyethyl cellulose The fluorine denaturation silicone of the example 4 of 
0.1 manufactures (A- 4) 10.0 dimethyl poly cyclosiloxane 20.0 squalane 
5.02-ethylhexyl-p-octyl methoxycinnamate 3.04-methoxy-4'-t-butyl dibenzoylmethane 
3.0 butylparaben 0.1 methylparaben 0.1 ethanol 5.0 RISERIN 2. 01, 3-butylene glycol 
2.0L-arginine 0.2 perfume Minute amount purified water Balance *2: It is fluorine 
compound processing oxidation of an example 1 except changing a zinc oxide into a 
sericite. Make it be the same as that of zinc. What was manufactured *3: It is fluorine 
combination of an example 1 except changing a zinc oxide into an iron oxide (red, yellow, 
black). What was manufactured like the object processing zinc oxide [0081] The 
obtained facial liquid foundation showed the good result in hydrofuge and oil repellency, 
durability, and stability. 
[0082] Example 5 (charge of aerosol makeup) 

The charge of aerosol makeup of the following presentation was prepared according to 



the conventional method. 
[A table 9] 

(Component) (% of the weight) 

A dilauryl phosphoric-acid L-arginine salt 0.1 fluorine-compound processing talc *4 5.0 
acrylic-acid system polymer (PEMURAN TR*2) 0.1 carboxymethyl celluloses The 
fluorine denaturation silicone of the example 5 of 0.1 manufactures (A-5) 
5.02-ethylhexyl-p-octyl methoxycinnamate 3.04-methoxy-4'-t-butyl dibenzoylmethane 
3.0 butylparaben 0.1 methylparaben 0.1 glycerols A l.OLrarginine 0.1 perfume Minute 
amount LPG. wood ether mixed-gas (8/2) 7.0 purified water Balance *4- It is the fluorine 
compound processing zinc oxide of an example 1 except changing a zinc oxide into talc. 
Make it the same. What was manufactured [0083] The obtained charge of aerosol 
makeup showed the good result in hydrofuge and oil repellency, durability, and stability. 
[0084] Example 6 (lip stick) 

The lip stick of the following presentation was prepared according to the conventional 

method. 

[A table 10] 

(Component) (% of the weight) 

A 2-OKUTA laurylphosphate L-arginine salt 0.1 fluorine -compound processing red 201 
No. *5 2.0 fluorine-compound processing red 202 No. *6 4.0 fluorine-compound 
processing yellow 4 No. aluminum lake *7 2.0 fluorine-compound processing titanium 
oxide *1 2.0 acrylic-acid system polymer (PEMURAN TR-l) 1.0 xanthan gum The 
fluorine denaturation silicone of the example 6 of 1.0 manufactures (A-6) 32.9 
polyethylene wax 15.0 neopentylglycol dicaprate 10.0 squalane 15.0 hydrogenation 
lanolin 15.0 *5- It is the fluorine compound processing acid of an example 1 except 
changing a zinc oxide into red No. 201. Make it be the same as that oHzing zinc. What 
was manufactured *6- It is the fluorine compound processing acid of an example 1 
except changing a zinc oxide into red No. 202. Thing *7 manufactured like-izing zinc: It 
is the fluoride compound of an example 1 except changing a zinc oxide into a yellow No. 
4 aluminum lake. What was manufactured like the processing zinc oxide *1: The same 
thing as an example 2 [0085] The obtained Up stick showed the good result in hydrofuge 
and oil repellency, durability, and stability. 
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^naft i~2o ©mae u < itftmmvmmmmit 

S: H (CFz) t - (tttl~2 0©Btt*iiVf) 
to?ns<o-H-^-7^n7;l/+;l/S*^L ; R 3 
a, ft*»2~6 02ffi<o«ft**»*aRU ; xatfY 

a, -CO-Xtt«*»l~6©2ffiOMb* 
'JRS%^L ; Ki2~l 6<D&£*U mStfna^n 

€ni~-i 6<ds*^u pai~2oo©a*^u 

rao~5©a*^L, sB0~2O0©MSf] 
[0 0 2 7] -ftS (2) - (6)>«t>SftS«iB# 

tefCfc^T, Rr StfRr T'jfiSttS^— 7;l/*n7;l' 

5Cli:^T*#» fi&JAHu CF 3 - C2F5-, C4 F 
9—, C6F13— , C8F17— .. C10F21— , H (C F2) 
2-. H (CFz) 4-, H (CFz) e-, H (CFz) s 
(C3F7) C (C Fs) z-^FfcSStfSCfcibW 
5o H (CFz) i-lCfcttS t fcLTa, 6-2 

o<Dg$ttf»t:U\, 

[0 0 2 8] R 1 , R 4 StfR 5 T-^n^ft^sssg 
■fcUTtt, 09*. x^;l/», T'ntf/i/S, 7 

-?>?-;US x ^^->;US, 'N7 p f-;bS, 
/^;H, r->;l/»l|£Daii7;l/*;U» ; -YVT" 
ntf;l/», s-7?;Hk t -7>/l>a, 

1 -xf-;l/7"n tf /US, 2-x^;l"N*v7l/»^(D 
»ttH7;I/.*;l/» ; ->?a-?y?-;U8, 
mm<Dmtt7>i*)m ; 7xx/i/-?-7^;U»§<D7?§j&5 
Kfl^JIUS5*¥tfS Sfc, R 3 T-^S 

n5 2ffioKfb**iSi:L/T{i, RjB82~4©ii«x 

«ihSao7;l/*U>S« l »SU<. t#{cx^b>g s 

[0 0 2 9] C©«t3ft«jfi#{ft** , r*7-y*gtt^ 
■Jn-^fcLTtt, 0Ua\ TSE-lft5£ (7) ; 
[00 3 0] 
[ft 7] 



R< 

R 4 — Z 1 — SiO 



i 



R 4 v R 4 
SiO— 4— Si— Z z — 
R 5 /s R 5 



R 5 (7) 



so 



[00 3 1] Kt^ Z" 
fctHftsK (2) , (3) , 



(4) sr; (5) 

B6**U, s, R 4 Rtf 



(5) 



#M¥9- 14 3 0 3 1 



r 5 ttWRtftVMmzm?] -c-aito^nsfeox xa 

TE-lftsS (8) ; 

[0 0 3 2] 

[ft 8] 
R4 

. I 

R 6 — SiO- 




R< \ / R4 \ " 4 
SiO— H Z 3 — (— SlO-j Si— R 6 

|}5 /s \ j5 /ii |)5 



(8) 



[0033] K«f, Z 3 -IKS (2) , (3), 
(4) Rtf (5) *»6afcfn*«ifi#tt*^U» R 6 « 10 

mm& i~2o ®m*%L < a^Moftj&ttftf'bicx 

SXaKXft 5-10 ©HlStSe t < t43S»3R«D«<fc* 
*»*>KU utt0~2 0 0O»*SU s, R 4 Rtf 

r 5 imnEtmimMttTfi?] -«st)*n*feo**ff 

[0 0 3 4] -IftS (2) .~ (6) T?«fc£n*«3Mi 
fi&tfH&S (7) , (8) ■e*b£ft«7'**gtt5«' 

tt**tLfc«l^ TKOfcOjWfSUN, Rr SO*R 

r tbra, K*«6~2O0«aeL<tt$Nsai<*v< 20 

-7;U*n7/l/*;l/£xa<fcS ; H (CF2) .-'(ttt 

6-2 0©S»*^-r) T**t»^n5<o-H-^-7;U 
:*P7;k4vl/gtf#£U\, R 1 , R 4 Sth'R 5 tLT 
a, E-XagfcoTVTfc*^ B8RSl~4<DK« 
Xa»«^(D^SMt7j<*»^»S b^o R 2 £LT 
a, zKJWS?, SJHS6~2 0O^-7Wn7;l/*/l' 
SXa^SJH (CFO i- (ttt6-2 0OSftt*S 
•f) T'gt)JnS(«-H-^-7yWa7;l/+;H)t)W 
*U\, R 3 fcl/Ca, KJBS2~4 02ffi©«{t** 

LV\, X.RtfYa, #*S£, -CO-Xti**- so 
»l~4©2ffiOR{k**S*WSL<, ltt2~l 
0, #£2~5<OB)W?SL<, matfntt, ^tt^ft 
2-1 0, 1~6©S«L<, pa 1-10 
0, ft£ 1-1 OOtfcWfftlX, rao~2 0,RpfC 

o~5o»)b^SL<, sao-roo, ^ico-i o 

0fttf#3:U\, &*5, -IRS (7) T'Sifr£ft£7-y 
3i»>'J a-VOfciMMftOEWa, $ST-&7n-y 

[0 0 3 5] 7'V*S14~>U3-^0»SLV«flJtLT 

a, -tts (3) Rtf-ites (6) -r-st6£ft£»)a# 4 0 

fifcWTS, 1tl¥5-2 4 7 2 1 4^&«»ce«Sn 
tcm&& 2-2 00 C07 >y Sg^tti/ 'J 3->\ rtj^ p D n T- 
**Jflffl?aK©FS L-3 0 0, FSL-4 00, 11 
iKft¥Xj*aH©X-2 2-8 1 9, X-2 2-8 2 
0, X-2 2-8 2 K X— 22 — 822 St/ F L — 1 

0 0. *U^«73-^>y5/ij3->aS!©F S 1 2 6 

[0 0 3 6] 7y*SEtt->U'=i->tt, liX«2W 

1 -9 9fifl%S££-f 3<D*Wt:U<, fftCO. 01- so 



8 

8 0M%, SCO. 1 -7 0M%BE&-rS£, «fc»? 

[0037] *«wofttt»Ka, Mcamofkffii^fc 
a, tttts^ij u^77x «e»><57-< , x 7-fe«;y 

510Mb**}*, Ian 7, #;W-7^n7H©n73i, 
^lIX^y&^T^Fxv-vk :**^*y 
K^^^^l/yj 3-;l/t?<DxXx;WHtfI, *'J-7 

7^r-\ 7-y^tt [F OMB L IN H 

C-04, FOMBL1N HC-2 5, FOMBL I 
N HC-R 0e>r7PXtt) , fAtAS-20, 
fAtAS-2 0 0 .(.?>( *>xm 

*±) ia ^} ; <SiS£iJ (v;i/trh-;k *>"J h-Jk 
^J-lr'JX v;k^h-;k 7ntfu>yja-;k 
1, 3-7^l^y^*Un-;k 1, 4-7*?kvyU3 
-;k ifny K>*;kt^^h'J7Z^ ¥1®, ft**- ■ 
HJ7A, ^'J^*->7 , aeb>flBWSxX7 L ;k *U 
x^U>^<Ja-;US|) ;$m®®i®.m {/<573V£-' 
A*ttx?-/k /<5 f7U7 3 

(ESCALOL) 507 (VANDY 

[xXAn— ;l/5 5 7, A-7-;b (Parsol) M 
CX (G I VAUDANtt) ] , 2- (2-fcKn + -> 
- 5 -p<^;k7 x^;i/) h 'J 77*-;k **2<"< 
>V"> (xXAd-;I/5 6 7, X^?? r-^y;k7 (S p 
ectra — Solb) UV9 (American C 
y a n am i d*±) K 7aA-y8, 7aA-yix 
^;k ^/7iyx r >7k Fn+^y^x/ 
> Wm$. at!7— ;kD5 0 (BASFtt) ] , 4- 

t-7f-;u-4' h*i<"<y*M >i>*f> C^-v 
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CH 3 

H 3 C— SiO 1/2 — * M > — °l/2 — 
CH, 



5c 
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mw<o®%) *&w<Dimm, mute®* • mm. 

[0 0 4 3] 
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H 



CH 3 
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Si AA 0 /Y\ 0 A/ c ^ 
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[oo.4 7] ttmERtmimwttffizrci oomi 

( H M D4 M H ) 1 1. Og (2 5. 5mmol) , 
C 8 F l? — CH2CH2 — O— CH2CH (OH) CH2- 
0-CH 2 CH = CH2 3 5. 4g (61. 3mraol), 

(1. 2 X 1 0- 3 ramol) *jtaA. 6 0tf 6W»j?L 



CH 8 



D 3 / f H 3 
I / I 
CHo-SiO— H Si °- 

I V 1 
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SiO 



'j3-> (A-l) 38. Og*»tfe»IB0WRtofcL 
T#/c OR* 9 4%) o 

[OO4 8]«£0I2 

[0 0 4 9] 

[ft 12] 
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-Si— CH 3 

CH 3 
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iyjfi^ij 1 T?ffl^fc'«»c, ass 
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11 



(7) 



«fM¥9--l 4 3 0 3 1 

12 



(CeFis -CH2CH2-O-CH2) 2CH-O-CH2 
CH = CH 2 2 7. 6 g (33. 5mmol) . 

<D2%^vyu\d)iT)ia-^mm\ 1 0. 5^1 

(4. OX 1 0- 3 mmol) ^*P^-, St&OT 1 i:H«0^ra 



CH, 



un 3 / CH 3 \ 

CwF!i /V»Wf-( : |4j'wVN Cl , F!1 
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[00 5 4] 
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M E ) 12. 0 g (2 7. 8mmol) , Cio F21 -CH2C 
H2-O-CH2 CH = CH 2 4 0. 4 g (66. 8mmo 
1) , t&{t&&M<D V7u¥)lT )l=i-?Vt§mi 
0 1 n 1 (3. 1 X 1 0- 3 mmol) ^PA, ffljfiP 1 £|5| 

I / I 

CH S — SiO — {— SiO 

1 V 1 

CH 3 x CH 3 
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CH S 
I 
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C 8 F 17 



I 

CH. 
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*/u*yy (M D2 D H 2 M) (^2^U3->aK) £ 
19. Og (44. IramolK Cs F 17 — C H2 C H2 — 
0-CH 2 CH = CH2 5 3. 3 g (105. 8mmol) 
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25. Og (58. Ommol) , CH2 = CH-CH 2 -C 
(C Fs) 2 C3 F? 5 0. 1 g (13 9. 2mmol) «rf± 

^lt:a^^2%^V7 p oif;b7;bn-;^ffi2 3 

0. O/il (7. OX 1 0- 3 mmol) 5 tfHftft 
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6) 
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[0 0 6 4] mm\ i vm^tcmwic h^yz o m 

K ^^fl^m^V^ti^y (MD ! D , 2 M) 6. 4g 
(14. 9mmol)\ Ce F 13 - C H2 C H2 -O- C H2 C 
H (OCOC7F15) -CH2-0-CH 2 CH=CH 2 
3 1. 2g (3.5. 6mmol) , mt&&t&<T)2%'(Vf 
ntf;U7/lo— )V®W.5 8. 9 /i 1 (0. 8 9 x 1 O 3 

* ±t HST-a t> s ft 5 7 y )R£tt S/ 'J 3 - > ( A - 6 ) 
2 5.2 gftfe&aWDttttftJ: Lrmtc (1R*7 8 

%) c 

[0 0.6 5] Sffifflll 

* 5 k^t ta«o{t«m*#teK: «t o use l fc„ f# & n 

[0 0 6 6] (ffflKTS) 

( 1 ) S*te : fS5ftfc<bJBB*lfcftfc: 2 fti /cm 2 ^ 
flit, *Cfc7K*WTU 7K?S©%-TftS (ttttft) Z 

[00 6 7] 

ran.] 

© ^togfttft (fl) #8 0* W±o 
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[0068] (2) &t&& : mztirdmnzB&K 2 

[0 0 6 9] 
[312] 
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iSo 
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x -.xfj^ytcomMft (e) #20° 

[00 7 0] (3) 8aH£:»&ftfcfl3K***fch*»£: 
■2/tl /cm^fPU 7B*|HaK«#"r*2'-xf-;l^\ 

20 [ 0 0 7 1 ] 
. [S3] 

SW8 0%KL 

O: 2-x^;U^>/;I/-p-^ b+->i/y^y-h<7) 
gc*F?fW 7 0 %~ 8 0 %*S5o 

A: 2-x^;U'N^->;l'-p-^ h+->>'>-^^-htD 

6 0 %~ 7 0 %*», 
x : 2-xf-;l/^\4 : ->;l'-p-^ -h *-h<D 

6 0%*W. 

so [0 0 7 2] (4) : f#£ft7i<fcffif4£5 0*CT' 

[007 3] 
[«4] 

0:«!l8lc£f[:ttB»e>ft*V\, ■ 

a : ttjSfc**4^ktfB*"e>n* 0 
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[0 0 7 4] 
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[0 0 7 5] a5^6W6^4J:3K, *891A(iittg 



[0 0 7 6] 9tffffi|2 (?LfR) 

(M%) 





0. 


2 




1 0. 


0 


7*U;l/»«*U*7- (-^A^y TR-2) 


0. 


1 


7*'J;l/13R*U^ 9 4 1) 


0. 


1 




0. 


1 


«(Jiff!l2<07yJl6*tt'>U3-> (A- 2) 


1 0. 


0 


U ^ n 5/.n 4^ > 


, 2 0. 


0 


2-x^;l/^+^;l/-p-^ h+^^^-f^-h 


3. 


0 


4-^h^>-4' -t-7f;^>W;W*> 


3. 


0 




0. 


1 




o. 
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2. 
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"1, 3-7fl/yyU3-;V 
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0. 
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[0 0 7 7] *§6ftfc?liKttS* • Sffltt, #8tttRtf 

[0 0 7 8] *ffi0lj3 (^U-A) 



[St7] 
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0. 
1 0. 



:%) 
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7^ I) 'J "7- TR-l) 


0. 


2 


7^y;l/»5RjKUv- 1 3 4 2) 


b. 


2 




0. 


1 




0. 


1 


HJtfiW3b7yfie«tt->U3-> (A-3) 


1 0. 


0 


'J i/fyui/u^-^y 


2 0. 


0 


2 -xf-;i/'\*^;l/- p - * h 


3. 
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3. 
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0. 


1 




0. 
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0. 
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[0 0 7 9] »6ftfc* 'J -Ati«7j< • jg^tt, #££tt TBB«©'J*y K77Vr-S'a>*ttffifcttoTH 
[0080] (y*7K7r>f-i zo [88] 



08#) 


(SI 
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0. 


2 


7 >y *f t^ftfflaiW * > (*»»J 2 t m U £> CD) 


6. 


0 




8. 


0 


yymtGmitmmm (*, a, m) * 3 


1 . 


0 


7^U;l/»^*Uv- TR-2) 


0. 


1 


7*y;l/»^*UT- 9 4 1) 


0. 


1 




0. 


1 




0. 


1 


«Ji«l4<D7^*«tt->U3-> (A- 4) . 


1 0. 


0 


>^ f7l^ Vt/^ui/u^y 


2 0. 


0 




5. 


0 




3. 


0 


4-^h*^>-4' - 1 -y^fry^yy^frtzy 


3. 


0 


y^-tis^^y 


0. 


1 




0. 
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x£/-;b 


5. 


0 




2. 


0 


1, 3-7fUV^U3-;l/ 


2. 
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0 


7^U«^'JV- TR-2) 


0. 
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0. 
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mn mm 

LPG. ->"^^;Ux— flVM^iST. (8/2) 7. 0 

[0083] mBtircx.7V-Mtsm&mi • mm Tmmm<Du%mnmim^rmmLrc, 

[0084] nmme (pid 

as$» (*«%) 

2 'J^'J >t L -7;^->(S 0. 1 

7>ySS{b&1M!.g*62 0 1 2. 0 

7-yfR{|^«I*fe2 0 2*t* 6 . 4. 0 

7'yi(h^WlSfe4^A 1 2. 0 

y^mit-^^mmit^^y' 1 2. 0 

7i"JMi*'j7- (^i»7V TR-l) 1. 0 

^-y-y^ytfA 1.0. 

S!i3i0iJ6O7-ylR»>'Ja-> (A-6) 32. 9 

^iJXfU>7-y^X 1.5. 0 

^*yu>»*^>f-;l/yja-;U 1 0. 0 

X^7^> 1 5. 0 

7j<^yy> i 5. o 

*5 : Bffcffi«B*3s&2 o i ^Kss-rstwa^asw 1 o7y*ft^««iatt 

<bffi»fclRl«K:UT«ifiUfefcO 

*6 : BMtffi«*#&2 o 2*»caEi-*w^ttsiSMW i ©7y*{k^»iaa» 

*7 : IWkS»*Jt64#A 1 W-*fcgSgf*Wfltt*«ffil r<D7'y<Wfc£ft 

*1 : *fi&#iJ2 tllUt© 

[00 85] #e.n/c aa:«»7k • »}fttt, KffitttRt>* 40 $^ttti3i,^Tfi»ae**^Lfeo 
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